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(54) PROCESS FOR PREPARING POLYARYLENE SULFIDE 

(57)Abstract: 

PROBLEM TO BE SOLVED: To provide a polyarylene sulfide(PAS) preparation process which 
yields PAS showing a rapid crystallization rate, a high whiteness, an excellent adhesion to epoxy 
resins, etc., a high mechanical strength and an extremely high filterability and therefore greatly 
improves the workability. 

SOLUTION: In a process for preparing polyarylene sulfide by allowing an alkaline metal sulfide to 
react with para- and meta-dihaloaromatic compounds in an organic amide-based solvent, the 
amount of the meta-dihaloaromatic compound is from 0.5 to 10 mol% to the total amount of the 
para- and meta- dihaloaromatic compounds. The entire amount of meta-dihaloaromatic 
compound is added to the reaction system to allow reaction while the reaction rate of the para- 
dihaloaromatic compound is less than from 0 to 80%, and the polyarylene sulfide slurry obtained 
after the reaction is supplemented with an acid or a hydrogen salt at an amount sufficient to 
yield a pH of from 7.0 to 1 1 .0. The obtained slurry is filtered to give a solvent-containing filter 
cake which is subsequently heated in a non-oxidizing gas atmosphere to remove the solvent. 
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-^^^-2-^5 *v y y, */wa7 s h\ 7 

-feh7$h\ ^drf-y^;U*^*;U7 5 K. rh7>f 
/w£ U7, N, N ' - x-f U> - 2 - Co y K>s 2 - 

RVrnbro»**trttfflt?t» NMPi«jftL 
lr\ Z.tlbtt£X. fcffiv^MUEIrfiPo. 20 
[0 0 3 2] 7;U*y&Rtt{fc*<b&*D-ei!>*K tii 

if, fiSfty^^A, fiitfk+hy «fc7jy «7A, « 

[0 0 3 3] PASW»^ftSrJ:i)*t<tSfcftl^ 
0iJx.fi 1 , 3, 5 - h y ^np^y-tfv, l, 2, 4- 

h y ?DD^y^^<z>3tfy/Nnfc&®£r7;U# y&Jg 30 
St<fc$l*/MC#LT$?$L<fiO. 00 5~1. 5* 
5f * L < (4 0 . 02~0. 75 *^%©ftT* 

[0034] tit. tboypmmmkLx. *s8ff± 

5. 

[0035] #3gW©#i£fcJ:9§Jii£ft;fcPAStt. 

nUi^<DX\ tiMtlMim\z.±h9 7 y 9%$.%&toM 
tZ^ktfXZ, uK*->«Hlgtp©l»priBtt«IBi:K^ 
M*tt^ff1-S„ {fot, ttft • ffirPg|5o 0 B©ftih^©;» 

[0036] *m<»p As&f&MMx+mictt* m 

<r>wm#mmz&A1rZ>zkifiXi<6 0 50 
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[0037] it, ^siefser, 6£«t»j. mfe 
■eta. 

[0 0 3 8] UT, *8M*rS61fiWK:«tOMK»»ttt 
[0 0 3 9] 

[«Ilfi0iJ] HJtWKfc^T, PPSW#tt*|4TE©a 

[0040] < > b $£i*it£ttK?S5&K£# 
%©es (D5 0) s-*»fc„ 

[0041] < 5iitt>f5;iSa:miw^*-?)ja'>--^ 3 0 
gK*7 0 g *JP*T«# L* 9 !)-{!: Lfc. 8*7 y 
ti*V7*5:ffiIU3. 3Xlo'Pa©igffi 
TT*ttS6 0mm, <S$1M X 1 M m05tt$-ffi^T« 

mkmrntftML. TiEitlc«k •) 3i§tt$r#*fc. 
[Htl] 

(g/») =5fK* (g) /5i8«FW «M 
[0 0 4 2] <jgi!ttfiV6 >i»«fffi7D-fx 
^-CFT - 5 0 0CtfflV\ 3 0 0"C, ?f Jl 1 . 96 
MPa , L/D= 1 0-?6#ra»flfLfc«fcM£Lfc 

[0043] DSCICJ;'?, feflftfigTc SVH^T 

S'«*a*aEiR*W-DSC6 2 0 0S:fflV\ tlT©J:9 

2 0 o C/^T'^aA>f5 3 2 0"CiT'#®Lfc^, 3 2 0 

■CT-5^r B TOtT^i4Lfc 0 ijc^x-i ot;/7>©igs 
c at. st/^ai»?>3 2CCST-1 o'c/^oiiig 

[004 4] <7-hy r >A^tl:>PPS|&*^7 0 0 

[0 0 4 5] <S*^g>St54ffi©iJ^I4TKWii'9 
{Cffofc 0 PPS4 0mimiZ.#7X7 7 4'<- (CS 

3 J - 9 6 1 S. MB. BlWtt^^liS) 3 01 
ISBtj^K^^^A (SL- 1 00 0. SB, 

|pllBHEffai«*fflV'3 2 0 , C^igttL-t, -iUyhSr^ 

Lit. #p,nt^i"y ->y yy-(St3 2 0 

IS K6 8 5 0fcfc$WWT-*fl5fifcLfc. J I S K 
6 8 5 0l:flU #5>iifclW^S:ijK*->»Jg*a 

m i&mi-'m&sm. ia(xNR3ioi.s 

V) /mm (XNH3 1 0 1, Mfll) = 1 OOffiflSS 
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/3 3. 3lflgR] £ffll,>T9 0t, 3 0#fl)*tefttt 
X-mUz'&, 3ISiIg5mm/#, f-Vy*IBIEJil 
3 0mmT?5IKWifcS:tTV\ $f&S£lll£Lfc, 
[0 0 4 61 

Isteffitsi 1 1 i50!i? h/u^-- h ? u—yjc, 7 U- 

^ftttfty-^ (6 0. 6 5lt%Na.S) 15. 4 
41kgt, N - 2 - bfP y K> OUT, NM 

Pi*i-rti4S*>5) 3 8. 0 k g SrttiiA/fc*. g^St 
2tT«*L4*fe2 1 2t*t?#jafC, *3. 640 

kg (»y-^i^i)*i. nt/w) «j 10 

ftiPU ^'^DD'i^ (BIT, p-DCBirPfc 
t:ii ! *5) 1 7. 2 8 7 kg, ^•^PB'Of 
y (£1T, m - DCB£B&-fr tASfcS) 0. 3 5 7 k 
g (£DCBK:*|LT2. 0*/U%) WNMP16. 
Ok g SrfltiiA/fc Jill 5 0tT'S»#*£ffl^T 
9. 8X1 0' PaCiflEELTJMLSrBllteLfc. $*B2 
6 OtiX^^m^X^L, tm^2 6 OTCfcfco 

gT-2B#r a WLTSl£?rtTofc 0 SfSi&Tt, ft*Sr 20 
JtftT&iPL, ffifiiU 5 Ot^&ofcHt&T*, Sfgf 
0. 4 3 2 kg (fiKfkV-y l*/HC*fLT6. 0*^ 
%) lriPEaA^>7 c T-^- h^u-y^|cEAL, ft 
1 5 01CT-3 0ftfcmWLX®<&mi,tz&, ftiPL 

fc„ K*aa^w^7y-opHtt, 9. Axh-otz* 

[0 0 4 7] ftbtltzZ? 9 -*6i&LX®mZf&£ 
L, 9cl£^»ji4iS4r-*Sra*a«tfi. 2 2 0*0^ 
6B#R|JoJRL»ltSrlS5±Lt. ftK, ftfcftfcP P S» 

*ifcS*5ii*-**-»tfv:/y V^U 30 

2ot:K*3^Ttt8«finifi!ia««e««'CT-ejiL. e 

[0 0 4 8] 

[Hltfl2] SSSEKftxT, ->^?&Zzk?n&0. 15 
lkg (SSfty-^l^/WiitLTl. 0*;u%) £N 
MP0. 8 5 6 k g\z®frL1t®m&mz.tiZkZ& 

[0 0 4 9] 40 

maw 3 ] smutA-r, h y *a-*?p 

t!0. 166kg (fiEfkV-^l*/HC*fLTl. 0* 
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£NMP 0. 16 6k g KffifrLltifcm&lMx.tz 
[0 0 5 0] 

[*i6fi»J4] p - DCB£l 7. 464kg, m-DC 
B&0. 176kg (£DC BdftLT 1 . 0*/l-%) 
fcJStr'TS&U BlUcfti-C, 0. 
2 6 6 kg («fh;y-yi*/Hw^LTi. 5*;V%) 
SrNMP 1. 5 0 7 k g fc»;4»Lfc}&tt*$^jifcr 4 

[00 5 1] 

[HffiflJ 5 ] p - D C B £ 1 6 . 2 2 9 kg, m-DC 
B£l. 411kg (^DCB!-*fLT8. 0*/W%) 

£ffl^Tl£u K&o. 72ikg (*fty-/i* 

M:*TLT10. 0*^%) SrflPxfcrfc-Srl&t, HJS 
«l iR-CSttL y v-Sr#fc 0 
[00 5 2] 

[ittfcflil 1] p - D C B £ 1 7 . 605kg, m-DC 
B£0. 0 3 5 kg (^DC Bf-ft LT 0 . 2*A-%) 

£ffl^-ci£u gfg£o. i44kg «fby-yi* 

^t#LT2. 0*7U%) ^JlPxfcr Xife0!l 
[0 0 5 3] 

IttMW 2] p-DCB^1 5. 523kg, m-DC 
B£2. 117kg (^DCBdftLT 1 2. 0*A- 
%) iR^XMSU »»tftx.T, i^RZjMqfc 
1. 5 13kg (fi!t£y-y l*yHCj*LT 1 0. 0* 
£NMP 8. 5 7 3 k g t^Lfc^SrAPxfc 

[0 0 5 4] 

[Jfc«0!l3] R(&»m #5)tlft^5!)-l:fi» 
K0. 0 7 2 kg mty—*n*Mz*ILXl. 0* 

[0 0 5 5] Jil±(7)^SSrS 1 
l«l] 
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m - DCBStftlS 


2.0 


2.0 


2.0 


1.0 


8.0 


0.2 


12.0 


2.0 




















m-DCB&flM383*l 


ft" 


m 


m 


® 


m 


m 








9.4 


8.5 


7.4 


7.5 


9.1 


11.5 


3.9 










m n 




mm 






ft® 




6.0 


1.0 


1.0 


1.5 


10.0 


0.2 


12.0 


1.0 




















5«ft<g/*») 


2.84 


2.66 


2.62 


3.01 


2.38 


3.12 


1.56 


1.97 


D50(/za) 


56 


54 


55 


60 


52 


58 


30 


40 




420 


380 


370 


410 


220 


500 


120 


390 




228 


231 


232 


236 


206 


236 


202 


231 




277 


277 


278 


282* 


250 


282 


241 


277 


Na,0S(®3ppm) 


270 


190 


160 


180 


260 


520 


80 


180 


(MPa) 


7.8 


8.6 


8.8 


7.1 


9.7 


4.8 


10.0 


7.6 



*1: rpjj lip -DCBbmtifKWBLItZbZm 

to 

*2 iBMMH- V'J ?A£^-f„ 

*3 :R(5«^7y-*^is«, m&mzi&uzhnx' 

<ib<5o 

1 0 0 5 6 J Hffiffl 1 ~ 3 fit, 8SJfl1-Sif(DaaS:t 

T^fc. Hi60ij4li, m-DCBro^PlSr*il8^ro© 
HrtT'^e>Lfct)(nT-fc"9, Hife««j5fi, m-DCB<0 

[0 0 5 7 J JtRHltt. m-DCBrottM 



«8i*ffi4<fFL<ftTLfc. Jttfcmtt. m — DC 

ffiT Lfc„ Jtttfl 3 fit, «rBB¥ 8- 1 5 7 6 0 0 

IK £ ft £ *>$tt L < (ST1"5 r t a*#o fco 
30 [00 58] 

SA^<, SKfit, ^*^->ffllig^trog*tttffitt, 

as-et o t?ft < , ft < 5iSttttf*ifc p a s a* 



